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PI JP 43025506 B4 19681104 JP 19650916 <-- 

AB Laurie chloride (21.8 g.) and 15 ml. aq. soln. contg. 7.3 g. KOH are 

gradually dropped into an ice-cooled and stirring suspension of 3.76 g. 
riboflavins in H20 during 30-60 min., the miatt. stirred an addnl . 30 min.. 
centrifuged, the resulting mass extd. with such nonpolar solvents as CHC13 
or PhHe, the ext. evapd. , the residue dissolved in petroleum ether 
(petroleum benzine), the soln. chromatographed on Si02, and eluted with 
petroleum ether-Bt20 to give riboflavine trilaurate, m. 127 . 5-44 . 5 .degree. 
Similarly prepd. is riboflavine triisovalerate. 

ST riboflavine esters; vitamin B2; vitamin G; isoalloxazines 

IT ***27194-67-8P*** ***27194-68-9P*** 

RL: SPN (Synthetic preparation) ; PREP (Preparation) 



RL: SPM (Synthetic preparation) ; PREP (Preparation) 
(prepn. of) 
RN 27194-67-8 CAPLUS 

CN Riboflavine, trilaurate (ester) (8CI) (CA INDEX NAME) 
CM 1 

CRN 143-07-7 
CHF C12 H24 02 

HO2C (CH2)lO Me 



CM 2 

CRN 83-88-5 

CMP C17 H20 N4 06 

Absolute stereochemistry. 
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RN 27194-68-9 CAPLUS 

CN Riboflavine, triisovalerate (ester) (SCI) (CA INDBX NAME) 
CM 1 

CRN 503-74-2 
CMF C5 HIO 02 

O C H 

II I 

HO C — CH2 CH CHj 

CM 2 

CRN 83-88-5 

CMF C17 H20 N4 06 

Absolute stereochemistry. 
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33-lICari)0hydrates 



Grigna'rd reagent of 
»ith>MeiSiCl,: 
_dwin Lv DeVoung 
ycin We.ler. Lawrence S. (Harvard Umv , 
I i: 1988V--143 -'-pp."- (Eng): 4 ■Avail,:-Univ. 
;i>d^;^^Mid>:;^Ordcr.No^e,68^15/7Cn^-^r^". 

29(5). 1616.- . : ■ ^^Pk: 

-S82?3m rRistomycins A and B/. S'^^cture-of the car^^^^ 
drate inoiety-of the njolecules /^Tf Inst I^v'^kanW-a No^ 

LJ4t^:"!:i^ots^i."^i»'i^g^^^^^ 

(Russ). .R)=t°-y=i\"c^,,(^^oo" aud^Ve IT^hydiatef w^e an- 
^rj^d'^fn 'the ys" m '^Vy 3:2 BuOH-EtpAc-AcOH-H.O by 
i^^fcZnm^tir T<^<^xtk^^"^^% carbohydrates and the struc- 
P^?*^.'r™Xtd ab mannose-aglycon-gluco^ 

II contains 24% carbohydrates, and the struc- 
dvconiglucosc-rhamhd^i. v -Aglycons of both 
igiycon b'""-" >- B/TA , ; „v spectra, 



Wis^prepd. 'in 65% yield by rrcacting ;( 
tetra-O-acetyl-a^D-glucopyranqsyl chlon 



Cambridge, ''-M 



1 ah ■ice-cooled 
H,0 during SO::* 
itrifugcd,' the Tes.un.ii 
as CHCU or PhMe, i..e ^ 
• r (petrolcur 



58231 

suspension 



cal 



Lnd°Il'h'ave'ir"moK"wt^"approx. 1500, idei.^.^-. - • 
h^sLeelementalco.npn;, bio!. act.vily. cannot bese^ 
erent systems by paper chr^matog.; and arc appare^^ 

" ' ' de ^from Nep< 

my, ;N.'.R.;-.Seshadri, Tiruvenkata -K '"^ 
I^Delhi,-.'-D4hi,>-In-aia).i;^/«rf»»5^^ 



*^*S8224n -iNepitrin, - a new flavone • glui 
hlndostana anil : revision 'of the structure .•«. -F-^-r 
nSwamy, iN.'.R.j-.Seshadri, T.ru.venka_ta,;R.. .-Tah 
(Uni 



jiT6(ii);, 



^^fSle^p\ai.?^f :f *4r7"7"-H^^^^^ 
138-40^v-Hydrolysis,w.th 7^^^ 
each of elucose and f n/^slucon. 'C»H.U.UM^^^ 

JS%^Ltc?of"5\8^hTdroxyls^ 
5,6-hydroxyls)/ Demethylat.on .of 11 vut^ 

S.6,7-pentahydrnxyflavone .den ca^^^^^ „ ^P^, 

(Murti and Scshadrj, 1948). f ."'^,'^ „„," .„, ■'oi a/ .k fi 7-oenta- 

s with^NaOAc and AIGU) was'confinne 
.ylation of II gave thejtetraethyl ether 



:: Vol. 70. 1969 

gradually dropped in 
of 3.76 g. rihoflavinei] 
an 'addnl.'30 niin..-'o 
such nonpolar solvcn 
the residue dissolved in peL.u.cu... 

the Voln.' chromatographed on SiOi, o....^ .- 

hcr-;Et.O to Eive>r'iboflavuie • trilauratc. ^ 

S Dec 1968, Appl. 06 Dec 1966; 2^ '^I^- I'^dh^^^n'^fiiy 

HI can'be used in a '^o^^^^^^f^Z ^^^l^ifZ 66*^2 ■E>50% 
,vater added. The org. layer ^va5Jepd,, :Steam d.std ^nd th.; 

?efrS'on to give III contg. 8.23 meq. epoxy/g. sample.^^ - 
-S8228S ^r^^^^^^^^'. 
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14^7°, which was identical w.th an auther 
7.tetrakhoxy«-niethoxyflavone (III) pr^ 
densation .of ■-4,6^iethoxy.2-hydroxy-&-m 
with 3.4-di<-thoxybei.«.ldehyde Kaye 2 -l.yc 
ethoxy-5' n.ethoxy-chnlcono. ■"j^^'^a-^ ' 

absorption spectra .^alon' 



.ample of 3 .- ,- 
IS follows: Con- 
oxyacetcjphenone 



;reiri.spiramycmmon„^^ 

rici-j Ide -lunii; ..HdSii, . vYoshiaki; 
Pharmaceiti4i;Co.; Ltd..) *Japan._68 
" [ar 1968, Appl. or 



origmal spiramycm. r r ■ 
5S22<>t D-Gluconic ; 
Ando. Sohachi (Chuga 
08.090 (CI. 16 B 661). 
Prepn. of the title compds., metabol.- 
rhicono 1 4-lactone (1) or D-glueono-l,5-lacto: 
Dhatic dikminomonocarboxylic acids such ^'^-''-'p-'r" " i 

1 hr. and fcept overnight at room temp to give 12^g. D K'^^"^ 



Apr 1965^; : 
"n) and" a 



Ia~d n!"wWconfiVmed by tl.= 
This structure of I and II had ejirli^ 
(IV) and pedalitin (V). resp. (Mor..„ 
gross .differences between :,IV and 1. 
aglycons'XV 'apd-.n resp.) ,<non-iden 
comparison -— " 



c samples)', - th 



. iatJU>. 'in view of 1 
and their correspond 

tity. 



lal V 30.5 (c 0.B9. M,U;. ■ smmai.jf , ±. 
10 K I and 6.5 g. HI in 300 ml. EtOH^^ 
of 10 g. n and 7.5 g.jL-Lysine V it 
hr:."kept c - — ■•" '^^'^ 



^SxyrreoirnV^^cthy, e Takikg i. 

the available^data (I^orita,^(oe^«M anc 

°"4"yi?rZriM^^^^ or r/'^dndl 



y b-onfirined; by^direct' h. kep J-", -'ly3ine' (VI). ^ 

thje present observ 
it y could be 3 ',4 
wks indicated bj 



■ive Vi g. D-giucouj>- 
in.) (H,0 MeOH), 
. rV was obtained from 
2 hrs. reflux- A soln. 
MeOH wa-s refluxed 1 
le "'ppt.' filtered off .to 
n . •" 204-6 " . .' (decoinpn . J 
I). Similarly: :11.6 g. 
V suspended in 300 ml. 
• K. Sempuku 
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, » T,as obtained from 10 g. 1 a 
McCO with 3 hrs.' T " - 
-58230m Isolatioi 

ISySu'co^r LtdO Japan.'^^as ^^^Z^^'J^U^^^ 
1968, Appl. 18 Oct 1906; 2 pp " R'bonic acid(l) can !« 



Wbicn on euiyu".!' 
with -^e-ethoxy-S',* 
glucose in IV must be attached ti 



II IV was estabiisnea iti"u«3- ■ 

ot IV was hydrolyzed to yield M^^ilfj^"'' iAZo:<^ 

WhTtii •ori ethylation yielded a product.Jin. 167 «• 'f™"*^ 
■ ' - lu.™ 9' A',5,7-tetrameUioxyflavc^nc, proving tnai 



,e6-hydfoxyl. 

■ J ■ V. K. Ahluwal 
^;^plants«in^Jaj 



sa°t with addn. of Zi 



It i...id(l) can be isolate* 
jnic acid (U) by form!"" = 7., 
example.. 800 g. Ca s 



-5822SP -^ConstituehtS. ol •iT^^T^^'^^^TJ..^'^^ 
Structure of chrysosplenin,; -Shimuu^, M.^eo Mon 



and CaSO. 

aitration with beating . The filtrate 
cooled with addn. of 30O g. MeOH s.v. 
of I, which was dissolved m 400 CC; 
colorless plate cryst. Zn salt of I. deco, 



IS cooled, am 
To the filtrat 
s removed b; 



iscouiiu. ».uw%/"e.- — - 

eive 210 g. crude Zn sa; 
_ H,0 at80° giving^l92 t 

alkyl group — ^-♦"-"'^ « 



klkdxy /a^d, 
th amines to give adeiVin 

- — * ■ • 2',3'-0-isopropylideneaden 




prepd. is adenine. 
Nh7, and MeOH is agital 
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W ^ ^ BS 4- 3- 25506 

BB43, 11. 4 



ifS m Ei 4. 0 -5 6 .3 I 3 
^Sae E@ 40.9.16 
S ^ # ■ liljZI^ 

SS«ittffl«IE3E)lltSHllRr 1 5 5 

h m ^ mmms 
ft a A ^sdr nmmm 

■■km^ U. « 1 H ibU3;S6.tft^ 1 ff^ IJ a? ? J' 

B 9 -f t ',' > tf X 1 .^A'tCSfJ U-C 3 
J!iJ.T<oafg«-tJjfe^-r a J: 5 tett^ -f & t i . -r ,v 



:Sc<r>»iH4iiS\,-)RS < S 0 9 0 % ) -C- A ^> *^ 
pH 7.0<r> "J^-maiJSiiglf&it^^V'X^ 3.713 T? 





(%) 






4 5 


+++ 


<i :7 7 >^ z> 


3 0 




ij ,-n-7 5fc; >'7 
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^ +++ 



hvt^^sijJEi-. ^?m^^ 

g&»sM 1 

y *■ 7 9 !>• X <r>©5iE 3 .7 6 ^ < 0 .0 1 ) 

-50. e:*i*c8 5<)6KOH (*fcttNQCH) 7 3 
9 ( 0.1 l^JS')/! 5ii^**«J;t,«:9<> 'J^'S 
9 -f K 2 1.8 ? (0-l^>'4:»a -r-'«$>o 
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) 'Rpiif 6343— 2 5506 

ftit*S"f!fl'<. y J> V it?g*< L •i' ;<r ^ il^ A 3 A . 



ffc ^ 




7c ^ ^ 9r m. c% > 




0 


H - 


N 




2 8 8 .5 

2 9 2.S 




5 d-2 G 
5 4.5 8 


53 Z 
5.2 t 


1 4.8 ^> 
1 4.7 S 




1 V. 7.S 

1 4 4 -5 1 




R 8.9 8 
6 7,3 3 


9,3 3 
9.1 8 


6 .0 7 
6.Q 3 



•?r«®JteS:fcti4 4 0 ma SClb-^-C, 'J rf<77 fcf 
>'<r!iiL4 4 6m^: i: 'J'^L < ^SSt# K ffi-1" = * 

2 .4 



>j Ij .K- 7 7.K'>' 2 .8 Si * 5 0 ':>£<nm^mm%^^ 
pfrT-r:-asM^U.fiA-.'b-< 5"f KI 2.1 

ii>.U, « i) ''/.'I'* 9 A i>^Q 7 h 9 7 -f ~4;?T 



(b ■ 


7C ^ iS- «i i£ C%) 
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'> jK7? tf-^-f 




6 t.l S 


7.0 1 


8.9 Z 




5 9.S 1 


7.1 5 


7.9 1 
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(4) m-& 1(84 3-2 5B06 
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